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t Condensation of the anhydride and esters of diacetyl. 
tartaric acid with aniline and phenylhydrazine. Alck- 
satuter Wrobel, -. Rocsnike Chem. 13, 588-00 HKETS.-—~ 

——“The aihyd(ide (1) of diacetyltartaric acid ised in this 
study was prepd. by heating d-tartaric acid with Ac) and 
Lhe esters (all manvesters) were prepd. by heating I with 

the resp. ales. and PROH. Condensation takes place 
alter heating the estes with PANT, to the mol. ratio dd! 1 
oan off bath for 0.4 he, end raising the temp. from 1a to 
128%, The cooled mass is cefluxed with Kt, and filtered, 
The filtrate yields crystals m, 204° after recrystn, frou ale, 
+ The following equation pictures the above reaction: 


AcOCHCO;R CH—O~CILCQ. 

: ~ 2PLNH, i i NPh + 
AcOCHCOMN HLNPR.CH.CO 
ROH + 1,0 + HOA 


! 15.12 g. of I dissolved in alc. was heated on a water bath 
for 10 min. with 35 g. of PANIINH, after the excess ale, 
had been removed. © The mass, after an uddul. heating for 
40 min, and extn. with boiling alc., yields platelets (11), m. 
230°, The resulting alc. filtrate treated with an equal vol. 

- of Et,O gives platelets (TZ), m. 156°. TI was shown to be 
oa aliketoed, a dihydrosy-N-anilidepyrrolidine and UL, 
the phenylhydrazide of Ft diacetyltartate, C. T.t. 


tLemgmrs 


Chae wens & OB 


"- (OemOn 


Vdd FDIS VIEws woTTD 


“x UL om 088 
oe 


LITERATURE CLAsMeicaTivn oasonoaens 


Fem 


{autdpa 44r ONv ae 


APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001961720019-5" 


"APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001961720019-5 


: : ‘PiINSECESL 
Md 0. eh eB ber ad beg? 
Fit ang hn0 ADEN ae. on EOL ae Sasa 
mauaememnumeuaiemanas y 1-417) 1) 


pp a af 


»: of, K: malonate (i1),. 


BIC Vilaveasa MURAD? 


"owing to amociatlon/elmeals. of (I) aad (1). .R.T. 


para SIE sda eaten pep oor ere an eet iin mn 
pee oe GICAL LITERATURE CLASSWICATION ee 
ASOcSLA > METALLUAGIC a 
BRLI21 OM CNY i8t 
mise meanweiwmw m 
eesieeceeeese® 
el e@ee@e@ 


APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001961720019-5" 


"APPROVED FOR RELEASE: 04/03/2001 


CIA-RDP86- 00513R001961720019- 5 
egvvwvwvuwv rY 


a Rane sid 
Ss We pe 
4h ae ¢. g f of ATRL eee a a. ae BAA fy STs i 6 


eae ae aT Ee ies men : Sa pase ano vane _receeatt 


Comet (Cees OTG 


Thom LUIGWI BTA bepeer” 


‘ : ccnnpeenenomrnnat 
abies Sha “ PRTALLURGICAL LiveRaTuRe cenuneatit 


ee 
recent me ae ee 


pcan ete set 


Bariat Gat a4e ist 


7 we oa e 2 
eeeete® 
@o0e008 


APPROVED FOR RELEASE: 04/03/2001 CIA-RDP86-00513R001961720019-5" 


z Biquinoy! derivatives. Aleksande: Wrobel Rocsniki 
Chem. 16, derivatives. et OS g. diacetyl- 


tartaric anhydride with 100 g. o-toluidine. at 140-50° 
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hfdroxy = 3' « hela > $ - xylidino - 6,8" - dimethylictrahydra- 
12! -biquinayl (IV), brown, nt. 173°, which upon hydrolysis 
of the xytidine group forms 3,4-dihydroxy?'-helo-,8i'- 
. dimethyltetrahydro-2,2' -biquinoy! (V), m. 221°, Bel 
and. form J,3'diketa-8,5'-dimethyltetrahydra-2,2'-bi- 
_quinoyt (V1), m. 215°, Bromination of TV forms the 
corresponding 2,2°,3,39' -tetrabromide - (VII), m. 224°, 
which - hydrolyzes to the 2,2’ -dibromant,t' «fiket-$~ 
; Audroxy 80" dimethylicirahwtro.2,2° Blguinonl, m. 4. 
Apon il. a glaclal AcOH soln, of VIE with water, 2.27 
ditromo - 3,4 - dikwlroxy - 3! - helo - 4 - xvliding «6,87 
dimethyltetrahydro-2,2'-biguinoyl, mn. 43°, is pptd. 
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Abs‘Jour : Ref Zhur - Khimiya, No 8, 1958, 24299 
s Rete ) | 


Author | : ‘Tomassi, W., Wrobel,.H. 
Inst too. - 
Title . $. Investigation of Copper Powder Electrodes. II. Different 
Copper Preparations as Materials for Electrodes of First 
Kind and for Compound Electrodes. 


Orig Pub : Przen. chem., 1957, 13, No 4, 207-211 


Abstract : Determinations were made of e.m.f. of Cu (powder) | uso, | 
Hgp80), | Hg cells with CuSO, and K,S0, electrolytes; 
as powder electrode (PE) were utilized copper preparations 
(CP) produced in different manners. It was found that Ra- 
ney CP, powders produced by reduction of different con- 
‘pounds of Cu, and also by calcining, at different tempera- 
tures, electrolytic Cu, exhibit different potentiometric 
properties. Differences in values of potentials E of in- 
dividual CP are small in the case of Cusd), and much 
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,abs “Jour : Ref Zhur ~ Khimiya, No 8, 1958, 24299 


greater in the case of KoS0),,- No simple correlation 

_ could be found between magnitude of CP powder surface ) 
measured by the BET method, and E. PE are attributed to 
different energy state of active sites upon the powder 
surface. The nature of variation of E of PS with lapse 
of time also indicates that the source of difference in 
potentiometric properties is provided by the active sites 
on the surface of PE. To powders having the lowest va~ 
lues of E correspond the lowest values of the energy of 
activation of the reaction of decomposition of HCOOH ca- 
talyzed by these powders. 
Commnication I see RZhKhim, 1958, 559. 
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Abs Jour: Nef Zhur-Khin., Ho 11, 1959, 38557. 
futhor : Ashnatowiez, 0. and Vrobel, J 


Inst | 
Title 


On the Application of Muconic Ester in Dicne Synthesis. I. 
The Condensation of Muconic Ester with Vinyl Cyanide 
Acrolein, and Styrene. II. The Condensation of Muconic 
Ester with Allyl Alcohol, fh -Nitrostyrene, Nitrocthylene, 
and Dichlorocthylene. III. The Condensation of Muconic 
Ester with Esters of Reory everson ar Acid and with 
Diazoacctic Ester. 


orig Pub: Rocznild Chen, 32, No 3, hgg-511, 513-524, 525-532 (1958) 
(in Polish with summaries in. English and Tussion) 


Abstract: I. The outhors hove studied the diene [Picls-slder Geer 
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(Iv). In the course of their investigation they have 
shown that at temperatures below 140° the addition 
_reaction does not tale place, while at temperatures above 
150-160° the reaction leads to the formation of normal 
diene tynthesis adducts. A mixture of 19.8 gas I, 
10.6 gus II, 40 ml xylene, and 0.5 gn hydroquinone (V) 
is heated for 30 hrs at 160-170°; the diethyl ester of 
2-cyanocyclohexene-5-~ dicarboxylic-1,4 acid is obtained 
(VI, VII acid), yield Sh, bp 107°/0.005 mm (135-138°/ 
Aa al 0.01 ma), n4? p 1.4739, a*f 1.1200. The saponifica-~ 
a8 . tion of VI with 20% NaOH or hydrolysis with cone HCL 
© yields VII, yield 93.9%, mp 223-2249 (from water); the 
anhydride is an amorphous powder which decoriposes at 
280° (from glacial CHsCOOz) . The hydrogenation of 487 mg 
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VII over Pd gives a iixture of stereoisoneric cyclo-~ 

- hexane-1, 2, 4-tricarboxylic acids (VIII) (yiela 450 ng, 
rp 210-212° (from water)); the Imow cis-VIII (300 ng, 

‘up 224-225°) was obtained by fractional crystallization 
of the stereoisomeric itixture from dil CI44COOH. When 
the trinethyl ester of cis-VII is refluxed with oa solu- 
tion of CH,CONe in abs Clz0H (1 hi), followed by dilution 
with water, acidification, and further refluxing (30 min), 
transVIII is obtained (rp 220~222° from dil CifgCOOH). 
The hydrogenation of 10.4 gas VI over a Pd catalyst, 
followed by extraction with ether and chromatographic 
analysis of the ether extract on Al, Ozgives 8.8 gus 

of the diethyl ester of 2-cyanocyclohexane~1, -dicar- 

 boxylic acid (1) (elution with C,H,, bp 132-134°/0.02 m, 

nd? D 1.4629, aye 1.0975) and 100 ng of on unidentified 
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. pension of G0) Leads -to the formation of VII, while 


ee ether (an oily liguid} elution with a 


nixture of Cyl, ond alcohol)... The residue left 
after the ether extraction on alkalinization yields 
2, 5-dicarbethoxycyclohexylnethylanine (yield 1 ei)3 
benzoyl derivative, yield 1.1 ga, mp 87-88° (fron 
benzene). The acid hydrolysis of IX gives VIII. 

fi mixture of 19.8 gus I, 7 gus III, 40 ml xylene, 


-and-0.5 enV on heating for 20 hrs at 155-160° gives 
. the diethyl ester of 2-forryl- ~5~cyclohexene~1, ye 


dicarboxylic acid (xX), yield 52, 4 BP 82-84°/0.001 1m, 
98+100°/0.01 1a, n#9 D 1.4814, ati. 21436; 2,4-dinitro- 
eos (DAPI) mp 10h. 5-105.5° (frou ligroin). 
The oxidation of X (by refluxing’ with on aqueous sus- 
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; e ‘bs Jour: Ref Zhur-Khin., Ho 11, 1959, 38557. 
hydrogenation of X over a Pd catalyst gives the diethyl 
ester of 2-fornylcyclohexane-1,4-dicarboxylic acid (XI), 
bp 62-84°/0.005 ma, n&’p 1.4695, a%f 1.1180, DHPI 
mp 117-119° (from ligroin). The oxidation of XI by 
4gy0 followed by olieline hydrolysis gives VIII. When 
a mixture of 49 gas I, 29 gus IV, 1 gi Vv, and 190 nl 
_ xylene is heated for 30 hrs at 150-1609, followed by 
chromatography on Al,03 (elution with a mixture of 
benzine and Cyllg, 1: t) » the dicthyl ester of 2-phenyl- 
~5~cyclohexene-1,4-dicarboxylic acid (XII, XIII acid) 
ig gbteined, yield 47.5%, ‘bp. 94-98°/0.01 mm, np 1.5200, 
a4? 1.1260. the hydrogenation of 6.6 gus XII over a 
Pt ‘catalyst gives the dicthyl ester of 2phenylcyclo- 
hexene-1,4-dicarboxylic acid (XIV, XV acid), yicld 5 gs, 
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‘pp. 98°/0 .ok ni, nud D 2.5074, at? 1.0831. The. 


alkaline hydrolysis of XII gives XIII, yleld 95.5%, 
mp 218-2209 (fron water). The hydrogenation of 1 gn 


-XTIT over a Pt catalyst does not go to completion 


ond fractional crystallization from dil Cil,Cool gives 
O.% ga of unknown substance SV (mp 198-200 ) ond 

0.6 gm of the acid isoxer of XIII, wp 255~257° (fron 
50% CllgCOOl). The acid hydrolysis of XIV gives XV, 
yield 40.653. When o mixture of 5.08 gus XIII end 
1.35 gus S is heated (4.5 hrs at 230-240°), phenylte- 
traphthalic acid is apparently obtained (XVI), yield 


76.16, mp 280-2819 (fron water and dil CllgCOOl) « 


II. The authors have carried out the diene condensa- 
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tion /Diele-Alder/ of I with Cl=CHCI,OI (XVII), 
CylGCH=CINO (XVIII), Cll, =ClNOg (xk), end CHCL= 
Clicl (XX) under the conditions described above and 

have shown that the reaction gives the normel adducts 
which are partly converted into secondary products dur- 
ing the reaction. A nixture of 10 gis I and 10 gus 
XVII has given two fractions: (0) a fraction bolling 

at 115-119°/0.01 my (yicld 38.5%) and (b) ¢ fraction 
boiling at 120-147" /0.01 mm (yield 42.5%). The nomml 
condensation product, the diethyl ester of 2-hydroxyl- 
nethyl-5-cyclohexene-1,4-dicarboxylic acid, could not 
be isolated in pure fora; its identification was carried 
out by hydrogenating fraction (b) over o Pt catalyst 

to give the cgerma-lactone of 2-hydroxyncthyl~-4-carbe- 
thoxyeyclohexane-l-carboxylic acid (XXI), yield 0.35 mm, 
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rip 78~80° (fron bonzcne~Cl Ol) and the diethyl ester 
of. 2m: sydroxyriothylcyclohaxance1, ledicarboxylic acid, 

bp 125-130°/0.01 im, A? p 1.4887, 1.1350, benzoate 
derivative bp 160-16! 50/0.01 mm, n ni D'1.4950. Two iso-~ 
neric gamme-lactones of 2-hydroxynethyl-4-carbethoxy-5- 
cycLlohexene-l-carboxylic acid (XXIIe and XXIIb) were 
frozen out of fraction (a); the two isomers apparently 
differ in the position of the double bond; XXIIa, yield 
6. 5p (5) TID 68-70° (fror ah Bertie xT, yield 
320, bp 115-119°/ /0.01 may n D 1.486 1.1717. 
The catalytic hyaronunation of XXIIa oa XXIIb gives 
XXI in both cases. The structure of XXI,.XXIIa, and 
XXTIb is also confirmed by the IR spectrum of XXI and 
by the reaction of XXIIb with benzylamine (150-1609, 


: 6//4 
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2 hrs) to give the H-benzylamide of 2-hydroxynethyl-h- 
corbethoxycyclohexene~l-carboxylic acid, yield 0.27 gn 
(from 1 gm XXIIb), up 127° (from benzine-benzene). 

Under the conditions described above and during re- 
fluxing in C Tig TO} , the reaction of I with XVIII gives 
nitric oxides and leads to the formation of the diethyl 
ester of 2-keto~3~pnenyl-5-cyclohexene~1, 4-dj carboxylic 
acid (XXIII, xxly prid), yield 22.65, bp 135 /0.01 m, 
nkP pn 1.5085, 2 1.1353. When 1 qa XXIII is refluxed 
with 1 jm Wi,011C and | gas KOI in 20 ml alcohol, the 
oxinte of XXIV is obtained (yield 0.5 gn, up 174-1759 
(frora Cig OH) ) 3 hydrogenation of XXIII over a Pt catalyst 
followed’ by saponlfication with 20% KON gives XVI which is 
also obtained by the direct saponification of XXIII. 

The outhors assunc that XVI .is formed from XIII by suc- 
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_ cessive hydrolysis, enolization, and denydration. 

_ Attempts to carry out a condensation of VIII with 

_ tetracycline (160-210°) for the purpose of clerifying 
the mechanism of the conversion of the M0, Cll= Group into 
a keto group gave only pentaphenylbenzene. The thermal 
decorposition of 1, 2-dincthyl-4.-phenyl-5-nitrocyclohexene-1L 
(XXV), which was investigated for the sane purpose as 
the last-described reaction, has shown thet at tempera- 
tures below 240-260° XXV does not decompose either in 
xylene or in the absence of a solvent; at about 260° 
evolution of Ny oxides takes place and _a hydrocarbon 
of composition of Cy4 Jyy (bp 65-80°/0.06 rma) is 
forned in addition to unreacted XXV; this hydrocarbon 
is supposed to be (Cll; ), Cy TgCgiicr The condensation of 
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19.8 gus: I with 6 gus XIX gives the diethyl ester of 
terephthalic acid (XXVI acid) (yield 2.8 gis, bp 60- 
~65°9/0.01 um, up 43-4y° (trom aqucous Cig OH) ) ond a 
N-conteaining oily substance (yield 2.6 cits) which on 
alkaline hydrolysis gives 0.9 gi XXVI. The condensation 
of I with XX gives 5-10 yields of a Cl-containing 
adduct (which on heating with alcoholic KOli is converted 
to XXVI); the adduct could not be separated. The Mm 
spectrun of XXI is given. 


III. The diene condensation Dicls~Alder/ of I with 
CallgCOOCCCOOC, He (XXVII) ond N,CHCOOG, Is (XXVIII) 

in the 1,4-pogit%on is described. When o nixture of 
50 gas I,.50 gis XXVII, and 0.5 qm V is heated in 100 nL 
xylene (160-170°, 30 hrs), a mixture of the tetraecthyl 
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ester of 2,5-cyclohexadicne-l, 2, 3,4~tetracarbgryiic 
acid (XxX) (yield 25%, bp 150=155°/0.01 ix, nt ln 
1.4815, a*2 1.1430) ond of the triethyl ester of 
2,5-cyclohexadiene-1, 2,4étricarboxylic pele ac} (yield 
10%, bp 130°/0.0L im, n*? D 1.479%, dy*? 1.1440) is 
obtained; the ‘mixture is separated by distillation. 
Tho catalytic hydrogenation of 3.4 gis of XXIX gives the 
tetracthyl ester of cyclohexanc-1, 2,3, 4-tetracarboxylic 
acid (XXXI, XXXII acid) (yield 3.1 gus, bp 155-156°/ 
- 9,001 mn, n40p 1.4645, a Ad 1.120; on prolonged 

standing the residue left after the distillation of 

; & _ . XXXI gives 100 ng of the nlonoethyl ester of XXXII, 
up 199-2019 (fron cther)) which on hydrolysis (reflux~ 
ing for 6 hrs with conc IICL) gives the !mowm XXXII 
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(K. Alder ond II. Vagt, Liebigs Ann Chen, 571, 153 
(1951)), yield 1.2 gm, mp 167-168° (from voter). 
The hydrogenation of XXX over a Pt catalyst has 
Given the tricthyl ester of cyclohexanc-1, 2,)-tri- 
carboxylic acid CAXIIT acid) (bp 138~-140°/0.001 xm, 
n49 y 1.4660, 24% 1.1021) which on acid hydrolysis 
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genation (2.2) und) Gives the diethyl ester of trans- 
cyclohexane-L, 2-dicarboxylic acid (XXXIV ackd) (yield 
2 gis, bp 132-137°/0.5 mm, n&9 1.4631, a r 1.0325) 
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‘TEXT: The present letter to the editor briefly deals with the problem given 
‘in the title; a more detailed account will be published soon. The authors 
suggested a method of removing alpha particle tracks from HHKOU ~K (NIKFI-K) 
and Agfa-K2 emulsions in a time of less than two hours. These alpha and a 
gamma tracks were removed by oxidizing them with hydrogen peroxide vapor 

of. different concentrations at 32° and 280C. The gamma background may be 
reduced by oxidizing the emulsion between exposure and development, eco, 

for. less than 55 minutes in 6% H50, vapor at 32°C, during which time the 


number of grains of alpha particle tracks, for example, decreases only 
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slightly. The. methods suggested may be very useful for work with old 
emulsions witha high radioactive contamination. There are 5 figures. 
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